In 250 mL one necked flask flushed with argon was allowed to react 2g (3.08 mmol) of p-tBucalix[4]arene (1) and 1.48 g (37 mmol) of NaH(60%) in DMF (50 mL) as solvent for 1h at rt under stiring. 1-Bromo-5-chloropentane (2) (11.43g, 61.64 mmol) was added and the reaction progress are followed up by MS-ESI in times of 1h and 2h at rt (Figure 1 and 2 ).
Only tetrachloroalkoxy calixarene 3 (MNa+ = 1089.9) was detected with a little formation of monobromotrichloralkoxycalixarene 4 (Mna+ = 1133.7). The temperature had subsequently reached 50 °C and a second follow-up at 10 min, 4h, 7h and 24h (Figures 3, 4 , 5, 6) was realized. 
